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General
1 H, 13 C and 19 F NMR spectra were measured on a JEOL JNM-ECS-400 spectrometer at 400, 100 and 376 MHz, respectively. Chemical shifts were reported downfield from TMS (= 0) or Known alkenes [1] and Togni reagent [2] were prepared according to literature procedures. New alkenes were prepared with the reported methods, [3, 4] their characterizations were described the following section 2.1. Compound 2b was prepared from 2-iodophenol and 4-penten-1-ol by the Mitsunobu reaction, according to procedure reported in the literature [3] and was provided as colorless oil in 96% 
N-(2-bromo-4-chlorophenyl)-4-pentenamide (2c)
Compound 2c was prepared from 4-pentenoyl chloride and 2-bromo-4-chloroaniline, according to procedure reported in the literature [4] , and was provided as white solid in 90% [5] To an acetone solution (10 mL) of 2-iodobenzoic acid (2.5 g, 1.1 equiv.) was added KOH [6] Tetrabutylammonium hydroxide (40% in water, 1.3 g, 1.0 equiv.) was added to MeOH (10 mL) solution of 2-iodobenzoic acid (0.50 g, 1.0 equiv.). After stirring for 30 min at room temperature, the reaction mixture was diluted with EtOH (2 mL) and concentrated under reduced pressure. To remove water completely, the reaction mixture was freeze-dried overnight.
tetrabutylammonium 2-iodobenzoate
Then, the solid was washed several times with dehydrated Et 2 O and dried in vacuo to provide 3.1. Deiodination of (E)-(6,6,6-trifluoro-1-iodo-2-methoxy-3-hexyl)benzene (11) [6] Iodo-trifluoromethylation product 11 was obtained as diastereomeric mixture from the radical cation clock substrate 10 (eq. 2). In order to confirm the structure of main chain of 11, deiodination was carried out under the described conditions.
Tributyltin hydride (80 μL, 3 equiv.) was added to toluene (1 mL) solution of 11 (39.9 mg, 0.11 mmol) and AIBN (1.6 mg, 0.1 equiv.). After stirring for 8 h at 80 °C, the reaction mixture was diluted with EtOAc (5 mL), and distillated water was added. The mixture was extracted with EtOAc. The combined organic layer was washed with brine and dried over MgSO 4 . After filtration, the filtrate was concentrated under reduced pressure to provide 13 (17.5 mg, 66%). 
